Using 592 independent X-ray data collected by a counter method, the structure has been refined to a conventional R = .04. The structure consists of two types of columns, both made up by alternate stacking of Cu(H 2 o) 6 and SiF 6 octahedra along the direction of the 3-fold axis, but while the SiF 6 octahedra are regular in both types of columns, Cu(H 2 o) 6 octahedra are regular in one with Cu-0 = 2.074(7) A (one-fourth of the copper atoms) and tetragonally distorted in the other with Cu-0 = 1.970(7) A (four neighbors) and 2.367(7) )\ (two neighbors) (three-fourths of the copper atoms) . Templeton, 19xx) we mentioned the diverse structures which exist for the fluosilicate hexahydrates of divalent metals, which earlier had been believed to be like the structure determined by Pauling (1930) for NiSnC1 6 ·6H 2 o. In the present paper we describe the structure of CuSiF 6 ·6H 2 0, which is significantly different from all the others.
Copper fluosilicate was prepared by dissolving metallic copper in fluosilicic acid. On slow evaporation at room temperature (""23°C), deep blue crystals of the hexahyd.rate appeared, which were recrystallized from aqueous solution. The crystals obtained were susceptible to rapid efflorescence on exposure to the atmosphere (relative humidity "'50%).
The specimen selected was of a prismatic habit, with both height and thickness ""0.2 mm. It was quickly
.sealed off in a quartz capillary, and a Laue photograph showed that it was unaffected by the brief exposure to air. The crystal, mounted nearly along the _£-axis, was transferred to a Picker FACS-I four-circle automatic I diffractometer. A graphite monochromator was used, and a scintillation counter equipped with pulse-height
discriminator served as the detector. Eleven Cu Ka 1 (X= 1.54051 l) r~flections were successively centered on the aperture of the detector, and the corresponding angular settings were used for a least-squares refinement of the cell dimensions.
Intensity data were collected using Mo Ka radiation, and a 8-28 scan. The scan was started 0.8° below the Ka 1 peak, and contin~ed to 0.8° beyond the Ka 2 peak for each reflection. Background was counted for 10 sec at each end of the scan. Two standard reflections were checked at regular intervals. During the first attempt of data collection, the intensity of the standards diminished systematically due to slow change in the orientation of the crystal. During the collection of another data set, which was finally accepted as satisfactory, standards were checked every hour. Whenever perceptible change in the orientation of the crystal was apparent the orientation matrix was recalculated. This occurred at intervals of about six hours.
All of the reflections with positive i and 0°< 28 ~ 40°
were thus scanned. A total of 1868 data were collected, of which 592 were independent; 235 of these had intensity less than the standard deviation, and were given zero weight in the least-squares refinement. Crvstal Data Four formula units per rhomobhedral cell.
Space group: R3. The final coordinates and thermal parameters are given in Tables 1 and 2 . The observed and calculated structure factors are listed in Table 3 . Some interatomic 1 distances and bond angles appear in Tables 4 and 5 .
It is interesting to compare the present structure with that of CoSiF 6 ·6H 2 0, as described in our previous communication (Ray et al., 19~x) . The basic features in both the cases are the columns of alternating octahedra.
In the cobalt compound we have two disordered positions unequally occupied by the fluorine atoms. In the present 7.
case, there is no disorder; instead, we have two very References 'VVV""""""""""" 
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